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SAME 

(57)Abstract: 

PURPOSE: To obtain a therapeutic medicine for 
infection, such as with gram-positive bacteria and 
mycoplasma, which is a novel synthesized macrolide 
antibiotic of an azaride system. 
CONSTITUTION: A compd. of formula I (when R1, R2 
are C02CH2C6H5, R3 is CH3 and R4, R5 are H, or R3, 
R4 are CH3 and R5 is H, or R3, R5 is H, or R3, R5 are H 
and R4 is CH3, or R3, R4, R5 are CH3,; when R1, R2, 
R4, R5.are H, R3 is CH3; when R1, R2, R5 are H, R3, 
R4 are CH3, etc.) and its pharmaceutical^ acceptable 
addition salt of an inorg. acid or org. acid. For example, 
ZO.S'N-bis (benzyloxycarbonyl)N-dimethylazithromycin 
A. The compd. of formula I is obtd. by bringing, for 
example, an azithromycin of formula II (R1 is H, R2 is 
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CH3) or its dihydrate and benzyl chloroformate into reaction in the presence of an excess 
ami of a base in a reaction inert solvent to obtain a compd. of formula II in which the resulted 
combination of R1 and R2 has a combination of formula III and subjected the OH of its C-6 
position, C-11 position and C-4" position to O-methylation by using an excessive amt. of a 
methylating agent. 
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[K#B1] ^CDJC(I): 




(I) 



(5£+. R' , R 



2 . R 3 . 


R 4 


RtfR s tt*0>IB»* fctt(Ia) 


~(I1): 




da) 


R 1 


[ = R 2 = C0 2 CH 2 C 6 H 5 , R 3 


= CH 3 , 


R 4 = R 5 = H 


( lb) 


R 1 


= R 2 = C0 2 CH 2 C 6 H 5 . R 3 


= R 4 = 


CH 3 . R 5 = H 


(Ic) 


R 1 


= R 2 = C0 2 CH 2 C 6 H 5 , R 3 


= R5 = 


H. R 4 = CH 3 


(id) 


R 1 


= R 2 = C0 2 CH 2 C 6 H 5> R 3 


= R 4 = 


R~* = CH^ 


(Ie)- 


R 


1 = R 2 = R 4 m R 5 = H, R 3 = 


CH 3 




(If) 


R 


1 = R 2 =R 5 =H. R 3 = R 4 = 


CH 3 




(Ig) 


R 


1 = R 2 = R 3 = R 5 = H, R 4 = 


CH 3 




f Di) 


R 


1 = R 2 = H. R 3 = R 4 « R 5 = 


C% 




(U) 


R 


1 = R 4 = R 5 =H.R 2 = R 3 = 


CH 3 




(Ij) 


R 


1 = R 5 = H, R 2 = R 3 = R 4 = 


CH 3 




(Ik) 


R 


1 = R 3 = R 5 = H. R 2 = R 4 = 


CH 3 




(n) 


R 


1 = H, R 2 = R 3 = R 4 - R 5 = 


CH 3 





ttis-hfrX-jVm-Z&K). R 3 #CH 3 ST&tK R 4 



•9. r b &&mm=Fr$>zm*mi\zmi(otom. 

R 4 jWH 3 ST&5i»*^HCIBit©i^M. 
[•#B5J R 1 RtfR 2 *i^-T*DJL^>v;P 
^-+->*;^r:;l/S-C*D. R 3 . R 4 RtfR 5 rt 4 *3i 

C^*«6] R' , R 2 > R 4 RtfR 6 Wf-TfcD 
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K-D^m^-c&o. r s am m?$>zm#m ike *^mmT-c$>o. r 2 rocr 3 #ch3 m-c&zmTumi 

ffijm7) R 1 > R 2 RtfR 5 
^S^t?*0, R s RtfR 4 *m S-rfeMfcttStlK 

[S»*B8] R 1 , R 2 , R 3 RtfR 6 *^-T*D 



i; 

[StsSSll] R> RtfR 3 i)m-H$>r)B.-D?li%m 

^TfcD. R 2 > R 3 RtfR 4 *JCH 3 S-?*-5it*]fil 

mXmi 21 R 1 , R 3 RtfRS T*DJ.O 

*^s^-r*o. r 2 rixr 4 am* mn&zm&m 

3] R 1 i>Wm&TT$>*), R 2 „ R 3 , 



T*0, R 3 . R 4 RtfR 5 #CH 3 St?*5Sf*^ 1 1C 10 R 4 RtfR s *^--CabOaoCHa ST^S^^ltC 

[»#«10] R 1 . R 4 RtfR 3 i>m--V$>QB.-D* CSt:£3U 4] &«95£(II): 

CH 3 




(II) 



CiW. R 1 RtfR 2 (lib): 

(lib) R 1 = R 2 = C0 2 CH 2 C 6 H 5 . 



DMOU5] &©5S(I): 
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CH, 



H 3 C- ( 




(I) 



R 2 . R 3 


. R 4 


StfR 5 \rA<0&&& t»ii-(Ia)~(Il): 




(la) 


R l 


= R" = C0 2 CH 2 C 6 H 5 , R 3 


= CH 3 . 


R 4 = R 5 = H 


lib) 


R 1 


- R 2 - C0 2 CH 2 C 6 H 5 , R 3 


= R 4 = 


CH 3 . R 5 = H 


(Ic) 


R 1 


= R 2 = C0 2 CM 2 C 6 H 5 . R 3 


= R 5 = 


H. R 4 = CH 3 


(Id) 


R 1 


= R 2 = C0 2 CH 2 C 6 H 5 , R 3 


= R 4 = 


R 5 - CH 3 


(Ic) 


R 1 


= R 2 = R 4 = R 5 = H. R 3 = 


CH 3 




(ID 


R 1 


= R 2 = R 5 = H, R 3 = R 4 = 


CH 3 




(Ig) 


R 1 


= R 2 = R 3 = R 5 - H. R 4 = 


CH 3 




(Ih) 


R 1 


= R 2 = H, R 3 = R 4 = R 5 = 


CH 3 




(u) 


R 1 


= R 4 = R 5 = H, R 2 = R 3 = 


CH 3 




(U) 


R 1 


= R 5 = H, R 2 = R 3 = R 4 = 


CH 3 




(Ik) 


R 1 


= r3 = r5 = H> R 2 = R 4 = 


CH 3 




(D) 


R 1 


= H, R 2 = R 3 = R 4 = R 5 = 


CH 3 
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H 3 C 




(II) 



dia) r 1 =h. r* =ch 3 n$ftft*mm-tt%M&a&ai)Tmt>-2nm;>t> 
ic^snsjte&^rrs) T^sn^y^xav-fi/ or 1 s^r* #&©&*£fc>-a-(iib): 

(Tib) R 1 = ^ = 



R 2 = CC^CH^H,. 



tC*2nS£iS£#TS®RT*£2'H),3'-N-tfX 
>i»\stti/1l))/i£-)V) -N- 7i^X DV-f 

-»A©C-6&. C-ll tfcRtfC-4~ 1 

(la) 



R 1 . R 2 , R 3 . R 4 RtfR* *t^©ffl*-&to-&(Ia) 
~(Id): 



(lb) 

(Ic) 

(Id) 



R 1 = R 2 = C0 2 CH 2 C 6 H 5 , R 3 = CH 3 , R 4 = R^ 



H 



R 1 = R 2 = C0 2 CH 2 C 6 H 5 , 



R J = R 4 = CH,, R D = H 



R 1 = R 2 = C0 2 CH 2 C 6 H 5 , R 3 = R 5 = H , R 4 = CH, 



R 1 =R 2 = C0 2 CH 2 C 6 H 5 , 



R 3 = R 4 = R 5 = CH, 



iZTKznzmm&ti-rzton-v&zo-trw -o, 3' -n 
- t*x -n- =r*?)V- 7 

■;xDY-f-»A©l#iS)Si, -ist>\z>&m\z&CT 

(A) KJi-&«»&v'U*y;V*7AT»(iLT^DVh^ 40 
57^ -T^HfcllS^(Ia)Mld)?-fcfc^MB©S 
(I) -CStoSn^^COR 1 , R 2 . R 3 . R 4 RlfR 

5 t>m&<z>m&-£t>it da) ~ (id) {r^^nssss- 
2m~)v<om.tsxi^^mhxu.^m<r> 2 • -&r& 

3* -frr, ME©S(I) T^to^n 
K^©R» , R 2 , R 3 . R 4 &tfR 3 
fc>tHle)~ (Ih): 

(Ie) R 1 = R 2 =R< =R6 =H. R 3 =CH 3 50 



(If) R 1 =R 2 =R 5 = H> R 3 =R 4 =CB 3 
(Ig) R 1 = R 3 = R 3 =R 5 =H> R 4 =.CHj 
(Ih) R 1 =R 2 =H. R 3 =R 4 =R 6 =CHs 

)v- 7i?xo-?'{is>A®m#zn. •A^r®mm#<o 
^^;wbUT. fttriEoitd) T^fc^n^+oR 1 . 

R 2 » R 3 . R 4 RtfR 6 ##©ffi*£t>1*(Ii)~ (I 
1): 

(Ii) R 1 =R 4 =R 5 =H« R 2 =R 3 =CH 3 
(Ij) R l =R S =H. R 2 =R 3 =R 4 =CH 3 
(Ik) R 1 =R 3 =R 6 =H. R 2 =R 4 =CHa 
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9 

(II) R 1 =HL R 2 =R 3 = R 4 =R 6 =CH 3 
(B) iSEO-^^JW^-CS'-N- fX 

-N- 7vxav-f 5/>A©a^ft 

SttG(A) KB«<D«fc5fcLTlMSttT* ftJBOjS 

(I) T*toSnflE5W0R l , R 2 . R 3 , R 4 RtfR 
5 ^flKfl^to-ftdi)- (II): 

(10 R 1 = R 4 =R 6 =H, R 2 = R 3 =CH 3 

(Ij) R 1 =R 5 =H, R 2 — R 3 = R 4 =CH 3 

(Ik) R 1 =R 3 — R 6 =H, R 2 =R 4 =CH 3 

(II) R 1 =H, R 2 = R 3 = R 4 =R 5 =CH 3 

(I) TStoSntta+CDR 1 , R 2 * R 3 , R 4 RZSR 

5 #t(«©fi*^to*(ii)-(ii)fc*snsa«**rr 
[»#gi 6] it$3tiflBttG>£(i) r^^n^T 

^Xn"7-f5/>A©0-^^R««c©ffl»T*^T, M 
[0 0 0 1] 

M*±©«fl#»] 71fU F(azalide) ^ 

v Xaz i thromyc i n) A (DQ-* ^fl§»»R 

[0 0 0 2] 

©&«ttC-9ttK:er hg£fct>14*7^U 3 >^IC35^, 
(Bunch R. L. 6 CD#B»»£2, 653, 899^WfflS ; 1953 

*9«, xyxnT-f^>AttAwoa8feeo 
imps. xijxDT-f'»Aiatt«t#«fTit xtr 

a^r^-;u«ji^'b^^ftttac-6/C-i2 fttt£«tt 
t?* 5 7 > b H o x u x o -r-f v >tc£g lc&ft;*r<5 (K 
nrath P. $<D&$: : Expe ri en ti a, 1971,27 362). X»JX 
D7>fy>A<DXt:DSftlt C-9t*yASO^(D 
jokic S. *><DWiJC: TetrahedronLet t. , 1967, 1945) Xte 
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10 

C-9(R) 73>£©-&jS (Egan R.S. J. Or 

g. Chem., 39, 2492 (1974) ] 0>mz\ZC h>RV 
C-9(R) ^rh>(0^tefi^ 5 tD#StCt>aih$ft> * 
^^7^Un>^^}i£?g$-&^(Kobrehel G. 60>#B 

»»»4 f 328, mnwmm ; 1982^ 5 m mz\$c-$5- 

T> xUxnv^$/>A^+i/Aco^^^v>iK{Sr, # 

^m^ntd ^ yx-x;i^oM7u (d jokic s. £<z>i& 

J. Chem. Soc. Perkin Trans 1,1986,1881) \Z£-o 
10 T71f' J F*<Z>SSJC0 15-*7im^f 

£11- 7-tf-lO-x^V-lO- ytHnxUXDT^y 
>A (r>it)^9-5 ; **V-9a-7if-9a-* ; EXUXnv 
^»A) *tf»&ft&. C©7^U3>j||fc»r&R:»A 
2ftfc?gz:S&7^/g£, xe^^^f 5- 

*^fcr*<Kobrehel G. tDjokic S. ©"W^HSK 
»892, 357 1982*713) -tfcJzD, 

Icio T^tiftj ir«a L# ^Tf§ £ ftfcN-:*-* F S £ 
a? T)\s*MtRTm7tTZ (Bright G. ©*B«rff £4, 474, 
768 *t9!ffl#; 1984*103) £ifc«kD, lh^JMl- 
7^-10-5^*7-10- >>b HDXiJXDY^fyyA 
(•T^^9-7 ; ^*y-9a-7*tf-9a-^^;P-9a-7}x^xU 
XD7^y>A) (IUPAC^t^fb^^ffi, 1979,68-70.4 
59,500-503) *tffeftfco ^(©ft'&tott, 7v>Xn2T-f 
v >(az i t hromyc i n) <h Bf ^S^^fi b U ^ (non-pro 
prielary) ^ttTSftBlflcttllksWftoftTt^. &trE£ 

30 vitro)Stt«^U U**>«*T*^fi 

^rtSS^^b, a«TCb-Ba&Da4*(onc-day d 
ose)(D^ffltt(possibiIity) *«tt»$tlTV^ CRatshe 
ma J. : Antimicrob. Agents Chemother. ,31, 1 

939(1987) 3 o 

[0 0 0 3] XUXDT<v>ACDC-6/C-12 
XbDm{b«, 7^ , J3>SCOC-6&CD7|C®S©0-^5 1 

;wb ic «t o t«« J: < m±znz> zthto sftT^s (w 

atanabe Y. «E> co*@#IFm4, 331, 803 ; 1981^ 

5^) • I'JXDT-fy>A^^Dn^>y^5 
40 ^i-e#6ftfc2 , -0 i 3 , -N-lfX (^>^)l^ 

3'-s^«ss^k^$"&. *^-cia7u*ffTT3 , -^ 
*)i7 ^ y s^N-^^jWbl" ^ c«hir<fcDv 6-o-/ 

- X>JXDV^v>AC0ffi{CWitfi<O6,ll- x-0- 

xUXDV-f v>A^eft-5 CMorimoto S. 6^) 
BX: J. Antibiotics., 37, 187(1984)] . C-9*rh><D 

S«tt^!#6ft*(MoriBQto S. ^O*®^!?^, 680, 36 

50 8 ^mmm;mwsn) . 6-0-^ xuxdt-t 
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11 

3 s > A\*>7 y U X OT'f v- >(c 1 ar i thromyc in) 1 1>5 iff 

^7ABtt«£fclC#tTiSV>£<m«tt£^T (Kris 
t H. A. £><DWlX : Antimicrobial Agents and Chemothe 
r., 1989, 1419). 
[0004] 1 



12 



zom&mtt&o&fT&ftxmm&zzntt. 7>>x 

[0 0 0 5] S£t>T. *%5?©Iil:J;ntf. #C©5£ 
(I): 

[0006] 



/ CH 3 




[0 0 0 7] [jS*. 


R' . 


R 2 , R 3 , R 4 M*R 5 * [0 0 0 8] 




tt#©sa*-&*>-e-(ia) 


~(I1): 






(fa) 


R ] 


= R 2 = C0 2 CH 2 C 6 H 5 , R 3 = CH 3 , 


R 4 = R 5 - H 


(lb) 


R 1 


= R 2 = C0 2 CH 2 C 6 H 5 , R 3 = R 4 = 


CH 3 , R 5 = H 


(1c) 


R 1 


= R 2 = C0 2 CH 2 C 6 H 5 . R 3 = R 5 = 


H. R 4 = CH 3 


(Id) 


R 1 


= R 2 = C0 2 CH 2 C 6 H 5 , R 3 = R 4 = 


R 5 = CH 3 


(Ie) 


R 


1 = R 2 = R 4 = R 5 = H. R 3 = CH 3 




(If) 


R 


1 =R 2 = R 5 =H, R 3 = R 4 = CH 3 




(Ig) 


R 


1 = R 2 = R 3 = R 5 = H. R 4 = CH 3 




(Ih) 


R 


1 = R 2 = H, R 3 = R 4 = R 5 - CH 3 




(B) 


R 


1 = R 4 = R 5 = H, R 2 = R 3 = CH 3 




(Ij) 


R 


1 = R 5 = H. R 2 = R 3 = R 4 = CH 3 




(Ik) 


R 


1 m R 3 = R 5 = H, R 2 = R 4 = CH 3 




(n) 


R 


1 = H. R 2 = R 3 = R 4 = R 5 = CH 3 





(I) 
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coo i o] *^©M©s©ic«fcn«, we©^(i) 

CH 3 



*-t-o**ttfcip«*ns»fiiiill[ottSife-r»r>T. * 

©SCO I): 
[0011] 




COO 1 2] CSC*, R 1 RtfR 2 «&©i(&*£-fc>1*a 
la): 

(Ila) R 1 =H, R 2 =CHa 

>Xtt*©-*fP«J (Djokic S. 5©HX: J. Chen. R 
esearch(S), 1988, 152-153; 01)1988 1239-12621) Sr^n 

ii _ 



*Tf* 25-C~60"C©jaSTSi£:SSlC*&DT3~24^K 

*^T#5tlfcSr^J.oX»t*«©tf>K#:. 
TftfcSMfBOjSaUT^fc^ngEiWroR 1 StfR 2 
*«*©tt*^t)«(IIb): 
[0 0 13] 



(lib) R 1 = R 2 = C0 2 CH 2 C 6 H 5 . 



CO 0 1 4] [C^$n-5jg8§#-r5t)HT*S2'-0 > 

3*-n-hx (^>5?;v^->*;VjK-;w -n- =t^)V- 

7^7.D-7'fv>A©C-6S, C-ll fflfctfC-4" & 

da) 



* 3 n tt^n 6 i£OtqfWt*i*M*. tf ?■ h 5 1 H n y 
7>> 7-feh^hU)k ftHx^)K l,2-i?y r-*->x 

?>£<Dt&&m*-c> o , c~gia©fiffi-e3.~3o^rao- 
*?MtLx> ws©s;(i) TatbSftgEa^roR 1 . 

R 2 » R 3 •> R 4 RtfR 5 *<#©&*£fc>-B-(la)~(l 
d): 
[0 0 15] 



■(lb) 

(Ic) 

(Id) 



R 1 = R 2 = C0 2 CH 2 C 6 H 5 , R 3 = CH3, R 4 = R 5 = H 
R 1 = R 2 = C0 2 CH 2 C 6 H 5 , R 3 = R 4 = CH3. R 5 = H 

3 



R 1 = R 2 = C0 2 CH 2 C 6 H 5 , R 3 = R 5 = H. R 4 = CH, 
R 1 = R 2 = C0 2 CH 2 C 6 H 5 , R 3 = R 4 = R 5 = CH : 



[0016] \z7Ki*ni>mmtttz>®®xi>z>Q-** 
)V-2'-o,3'-n- fx (ovfrtt'sluW-M -n- 



(A) KjB#**5"J*y;Wtl5A (->U^y;P60 (A A 
£) . Merck Co. *t§J, &&70-230 3.) 
^□D/^^/^^y-^/J^-T (NH« OH) (9 
50 0:9:0.5) ri>e>&SE£ig4rc#BILT > R, 0.660 © 
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znvhtfyyj-TzmufcGmia) era*** tt 

E<7>5£(D T^b£tU &SWOR 1 , R 2 , R 3 , R 

tzik&m * Rf 0.811 opwbtfyyj-rvm 

f^CDR 1 , R 2 , R 3 , R 4 RtfR 5 3WMC©a*^to 

^(ib)^$n^ai6^-r^fl:&fe) > Rf 0.843 © 

C05C(I) T^t>^n, KSWOR 1 » R 2 » R 3 * R 4 
RtfRf 0.881 WDVh^77>f-T^l 

a^fecid) era*** wBoscd) T^t>^n, & 

S^R 1 , R 2 , R 3 * R 4 RtfR 5 

frit (Id) fc«Sh**»«Wi-*fls£tt) *»T, & 

z\z&r> mc§mv> 2 ■ -mat 3 ■ 

pHSjffifflffiS (PH5.0 -pH9.0)^±r)S3fejS*itSjK 

ffl^T**5»lt5c;tl:±ot» ttE©SC(i) 

ti^ngi^OR 1 , R 2 . R 3 , R 4 RtfR 5 a**© 

ffl*£*rr±(Ie)~ (111): 

(Ie) R 1 = R 2 = R 4 =R 5 =H, R 3 =CH 3 

(If) R 1 = R 2 =R 5 =H, R 3 = R 4 =CH 3 

(Ig) R 1 =R 2 = R 3 =R B =H, R 4 =CB 3 

(Ih) R 1 = R 2 =H, R 3 =R 4 =R 5 =CH 3 

3 ' ^7 ^ y 3K;VA 7;Vx k H (37%) V> 

;lOtt4ffiftir h>«^L«7^ h>*6»fcOWSE«W5 
ttWKtT. R&MGto<DMmWM-? 2-8 KIWStgN- 
^?MSU **>-T«fflC!>pBttfittfflS (PH5.0 -DBS. 

SW^R 1 , R 2 > R 3 , R 4 RtfR 5 &&<D&fr€>t> 
(II): 

(Ii) R 1 =R 4 =R 6 =H, R 2 =R 3 =CH 3 
(Ij) R 1 =R 6 =H, R 2 =R 3 =R 4 =CH 3 
(Ik) R 1 = R 3 =R 5 =H, R 2 =R 4 =CH 3 
(ID R 1 =H, R 2 =R S =R 4 =R 5 =CHs 

(B) fflE0-*5^V-2'-0,3'-N- tfX <1>5>/fc**$/* 

;v#x;w -N- 7^xa^>r $/>a©B£#i 
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IS 

-N- x^^;V-7^xnv-f^»A(Ie) CTfcfeS. 19 

e<z>j£(i) T^frsn, SsWor 1 % r 2 % R3 , r 

4 RtfR 5 ^l9B©a*^b*(Ie)fc^an*jBWI** 
6,11-SHI- *«W- rt^JV- 7 V 

xDT-f-»A(if) era**, BEosta) *r^t>$ 

ft, ttiWOR 1 , R 2 . R 3 , R 4 RtfR 5 *i«fE© 

m^^it(if)tc^$n^a^^i-^>fl:^) * li- 

O-^JV-N- rttlV- 7>?XDV-f-»A(Ig) era 
1^ ^^ifSCO^(I) TSt>$n, KS^OR 1 , R 2 . R 

3 , r 4 sixr 5 3^irg©ffl^*3-&(ig)tc^sn^* 
7^xn^i/>Adh) watt* m^<o 

^(1) T^^tX, SS^OR 1 % R 2 % R 3 , R 4 R 

rXR 5 ^i(rB<oa*^t>ii:(ih)fc*ans*«s^rrs 

ft^ft] ©fi^*ft», ^n«r^A7;i^xt:H(37tt 
^fflViT^K (98-100X) XH3W©**«©fiPflETTiB 
IB (A) (CfS«(D i: ptcL T3B7£N-^ ?;Wfc UT, 6-0-/ 

7^xa?^ v>a(h) orft*"^ fftm<D& 
20 (i) Tg^^n, ^c^or 1 . r 2 % r 3 , r 4 ms 
r 5 3WE©a*^to*(ii)t«sn-6««*^rr*fl: 

, 6,11-^-0- 7^Xnv^-»A(Ij) 

t?izt>*>. tmvmi) T?mt>zn, m&tpoR 1 , 

R 2 , R 3 . R 4 RtfR 6 «SttE©fi»^«(I])^ 

v-f v>a(iio trabft. sseoitd) T«*>sn, 

^^©R 1 , R 2 , R 3 > R 4 RtXR 6 3j«»E03B* 

^to*(ik)K:«sns«llfcfrr*fls^W) RrX6,n, 

4 - _ hU _ 0 . 7?xd^ 5/>A(Il) [*r^ 

^ tsie^d) T^t>$n, s^^r 1 , r 2 . 

R 3 . R 4 RI^R 5 J&tttBCDtt^&frttd D^^nS 

*y**9A±T, ^na^^>/^^;-jv/7> 

^7 (NH 4 OH) (90:9:0.5) *6ft^jB^««*ffl^ 
T^ffllbT, Rf 0.346 ^nTh^77>f-tillJ5: 
(TLC , «EtM— ©iB^*!i*) 7^Xov-f -»A 

<Diy*?)),timmw crttto** I9E©*(d 

$tl, g^+^R 1 , R 2 , R 3 , R 4 RZfR* ifiim 
40 f 0.393 ^^D7 h^77^ -T^I^7yXn^ 5> 

>aoo-^?;hi»»(ij) t-rato*. !tB©5tti) t? 

^fe^tl, g^OR 1 , R 2 , R 3 , R 4 RtfR 6 & 
m > Rf 0.428 C0^DVh^^7>f-T^Sa7^X 

nv-f v>A(D0-^^i/S^#(ik) Cfat)*irEco^: 
(i) T^t>$n. ikc^r 1 > r 2 . r 3 , r 4 mf 
r 6 ^«fEoa*^to*(iBfc»*n*a«ft«rr*fl: 

RlXRf 0.456 ^nTh^77>f-T^7 
yXn7^y>A0O-^^il^(Il) CTa*>*. W 
50 E©5£(I) T^^n, ^^©R 1 , R 2 , R 3 . R 
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17 

» A ©0-* WMR^RO^OS^ttfcflFfca n-5g 

[0 0 17] tas©sc(i) T**D$n^ft^©n^« 
icff^snsaMinatt, t3f3©s:(i) t?%t>$nz>7 

fc*a§> BK. mt wis, ^atr*>i6. HJ7.M- 

x>x;i^>^ 7>>u^x;v*>K^^e.Sfin^ 

[0018] us©iC(ii)~(ii)'r^to*n-57> J XD 
v-f -» A ©o- * ^VftMWkteti £ ©£#*« tcffg 
StiSBIttinffltt. a*M^«»ttawr-5. 6-0-* 
7^XDV^->>A(Ii)©^im:£#41-(iii vi 
tnOftgffittfci:, -g©^Ai£ttRtf^AllttIiti& 
affi&tfCffilfcfr&gK^Txyxnv^v>AiJt 



(10) #M¥5- 1 3 2497 

18 

C©K»Hg{ipS«iHI*Sm*^©ifr»& 

ibSS (/ig/ml ;MIC tBSffi-T-5) X«&*8gag 
(Mg/ml ; MBCiBSET*) fc.LT*teU glRtfS 

X a T-f > A HftK®«clr^ LTx 'Jxav-f-»A 

[0 0 19] «3fcli, 75>XD^-f -»titebfc 
JO 6.11-vM)- 7i>XDY-f -»A(Ij)» 11-0- 

^^P- 7>?xn , 7^v>A(ik)Riy:6,ii,4 / ' - hj-o 

- 7vXnY^>A(Il)©£#ftffiSgtgfc|g 
Hfc^T. -a©gip®»iCO^T^fcg/hffl±?8g 
(MIC; wg/nl) tt, 6-0-*3MP- 7^DY-f-»A(I 
DtfVt^X • -fr^UX (Bacillus snbtilis) NCTC 824 
1 t-y-JVi/^- • Jkx7 (Sarcina Intea ) ATCC 9341 \ZM 

•y*X • X7^X (Micricoccus flavus) ATCC 6538P t 
*tUTtt7 v'Xa-7-l' v>© 4te©gfttfi&S £ 

a? f. n-o-^g 1 ;!^- 7^xDT-f -»A(ik)fcffi!e>Tig 

[0020] 
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(ID #ffi¥5-1 3 24 9 7 

19 20 

Ml 







7-f ->>A 


6-0-^ *Ar- 


MIC 


MBC 


MIC 


MBC 


TVUVz ATOC 6538-P 


0.2 


0.8 


0.2 


0.4 


7**-t) X ATCC-804S 


0.2 


0.8 


0.2 

J 


0.4 


- ,\,j-T 
ATCC-9S41 


0.2 


0.4 


' 0.1 , 

1 


0.2 


JtJ'xy+T^ ay 
ATCC-J0536 


. 50 


>50 


1.6 


3.2 


— x NCTC-10499 


>50 


>50 




50 


T3./U¥j—tf NCTC-10490 


>50 


5-50 


>50 


>50 



«H:«/N!lJt*t (pg/il) 



[0 0 2 1] 30 



^1407— 



4tBl¥5- 1 3 2 4 9 7 

22 





x'jxo^ v>A 


TvXDW ^>A(Ii) 


MIC 


MBC 


MIC 


MBC 


X^7<f orwrtX • 


0.1 


0.2 


0.05 


0.1 


-^n?,* f-rtx 3947 


0.4 


0.8 


0.4 


0.8 


7x^-«jX 10390 


0.8 


3.1 


0.8 


3.1 


7«>U"}X 10097 


0.1 


0.4 


0.05 


0.4 


X hU^h^-y^X • 
— zr-^e— x 405Q 


0.1 


0.4 


0.025 


0.1 


^ >7/Ux>1f 4028 


0.05 


0.2 

i 


0.05 


0.2 



: HV. 24tiH 
Hir:«*ffljh«« (/Ug/ol) 

[0 0 2 2] 
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21 



(12) 



&M¥5-1324 9 7 

24 





MIC(>ig/mL) 




flla) 


«n 


an 


(Ik) 


—M 


Vy-JTs ATCC 6538P 


1.56 


0.39 


1.56 


0.2 


3.125 


-fcrn-->x NCTC 9755 


6.25 


12.5 


12.5 


1.56 


25.0 


7*b^x ATCC 10240 


0J9 


0.79 


0.78 


0.1 


3.125 


• 

NCTC 8241 


0.39 


0.2 


0.78 


0.1 


3.125 


NCTC 8241 


0.2 


0.2 


0.78 


0.05 


3.125 " 


NCTC 10320 


0.39 


0.78 


1.56 


0.1 


3.125 \ 


If/US/*- * J\,7-T 

ATCC 9341 


0.05 


0.0125 


0.05 


0.0125 


0.05 


xk # f;^r^x ATCC 12225 


0.1 


0.1 


1.56 


0.1 


3.125 


ATCC 8043 


0.05 


0.05 


0.78 


0.05 


0.78 


TxjMV— y* ATCC 10490 


100.0 


100.0 


100.0 


25.0 


200.0 


ATCC 10538 


0.78 


3.125 


6.25 


0.78 


6.25 



fc* : 371C, 24~28n$r.3 
tt«&:10- 5 ~10~ 6 cfu/«il 
[0 0 2 3] *^§a©3 6lc!gfj©ggtcj:n«, 

■(H)-(Il)C»UT«5M!fe<oy9A»tt«. V-fa7? 

JfiSicoffilKtreatBent) fcfcW-SJ&SSfltUTffifflLfl 
5. «oTfc£»(n)~tti):Rtf;rn&©£#ttfcWF« 

T(s.c) xhjwjo.i) &mm. saw, %-jm.m&* » 

[0024] 
[0025] g^jfeggl 



23 



(13) 
^3 



2' -0, 3' -N-fcf X K>v*:fr^y;ft*#-;i/)-N-5^7- 
7^XDT<f-»A(IIB) ©gig 

40 7^XDT>f->>-*fD#K30g;0. 038**) £*8*^> 
H?>140nl fcSiSU&SSRC NaHOh (48g) £JnA. K 

&^>^*75ml (89.630:0.53**) $ 1 WCbfcoT 

nfc^>1f>fflSHlj£0.25N *8l50inl T3£Jfl&fcBl» 

»»L&*J6?&SgiU&5ttX-7-*500Bl C«T 
50 U £j£M«^&#lft#t5 4l$mjR#U §-i«bfc 
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(14) &B§¥5-13 2497 

25 26 
5ift (petroleum) Tifc#U XK~em. *8 ~154'C0fl:^£#fc„ 
JSbTgS©ft-&tl27.5g(JR^71.6a(;) dft^X [0 0 2 6] 

-x;v/5iftx-x;vo^^^ ^s«gsuTBt^i4 * 

El-MS m/s 1003 (M*) 

TLC, CH,CI7CH 3 0H/NH 4 0H (90:9:0.5) R f 0.704 

IR (CHCL,):* 35)0, 335a 2960, 1740, 1690, 1605, 1450, 13S0, 1330, 1290, 1255, 

1160,1115, 1050, 995 cm' 1 . 
'H NMR (CDCLJ: 2.301 (3H, 9a-NCH 3 ). 2.844, 2.802 (3H, 3'-HCH 2 ), 3.397 (3H, 

3"-OCHj). 

I3 C NMR (CDCy: 177.260 (C-l), 100.115 (CI*), 95.149 (C-l"), 75.028 (C-6), 74.607 
(C-12), 69.415 (C-9), 64.617 (C-10), 36.964 (9a-NCH,)& & 26.016 
(C-8) ppm. 



[002 7] 

i; D n^K^>^;K30ml ;0. 21*;» £*8*^>-tf>50 
mUzmmLtzfemz, «#TT NaBCOa (22g) SiD*. 
^^TTv»XDV'f^>15g(0.019 &1ti*\ZlMZ 
&. -»©±S©?-&©S>J3/4 £gsiJ0Lfc 

s^-pgy-l©^ >i?;H5ml (0. lOetiW SUl 
#£ftfcEj£^1&£ft}rFKgST24l^«8 

u atsu %e>nrcmwi*o.2w mison -t?30a 

#^n^se«itc5i*x-x>ip<£inATasi2*-o, 
3' -N-fx « > ;w^x jw -n-x * 5^ 

TS^XnT-f v->A£i£|g£-B\ ^bfcitRfcSSBS 

u -r <ic»x-x;i'50iDi 

ft £!!-©#&£ t>^Sfcft£«(TLCT?) 8.67g(JR$5 
43.09 30 
[0028] 3566092 



2' -0, 3' -N-tfX (•*->z?)V**>'j3)\,#=.)l)-}i-7 : * : ? 
)±z 7^XDT^-»A©0-^^fl;#i(ia), (lb), (I 
c)Rt;(ld)<Pggjg 

'H NMR (CDC1 3 ): 



mSSJfiW 1 (6g;0.006*;W «$>*?JP 

XM+i'Htf h7t FD7?>©S-&t!»(l:l) 64ml 
fc«*Ufc»»fcRfl:^^;K6ml;0. 106t;W £JDA. 
Rft;^3 1 ;K6.6ml;0.106-t;W £in*.. *ViT NaNSf 
(55~60%) 2.4g (&0.06*;!/) fc^A"? 4 B$IB 
\Zt>tc-oT&*lZtiaiLTz» Z\(DKfcm®®l$:2t>\Z5B$ 
20 RftttU l£#t@U *^TSSj^ffi*(100ml) IZ&. 
*>U SglWl' 100mlT2|eiambfc„ :£ffij|8tftf££ 
-i®lCbTffifP^fi*100ml "C3|51i5fc#U 
AT3£j£U X^T®m%m%-£ltm±lgl9) 6.35g£ 
cn£&IE©*lS{a| 9 lcS«©2rj£t;:«Et>T*S# 

(Si&£) , Merck Co. #31, J£g70~230 ^y>a) 
h^Vtruu J-Jl/yy^—T (M* 0 

H) (90:9:0.5) i^ftSI^MI^Ti'DTh^ 
fl£&4y#fel.5g*>£>. Rf 0.88 

X ('<>=J)V**isjl)V$.-M-X- : r*^)V- 6,11,4' 
- h'J-0- *9)V- 7^DT'f-»A(Id)0.12g 
fc. 
[0 0 2 9] 



2.246 (3H, 9a-NCH3), 2.831, 2.798 (3H, 3*-NCH,), 3.367 (3H, 
3"-OCH 3 ), 3.305 (3H, 6-OMe), 3.465 (3H, 4"-OCHA 3 485 
(3H, 11-OCHj) ppm. 

13 CNMR(CDCy : 176.975 (C-l), 69.920 (C-9), 35.967 (9a-NCH 3 ), 79.1 (C-6). SZ8 
(6-OCFL,), 89.0 (C-ll), 62.0 (ll-OCH,). S7.357 (C-4"), 61131 
(4--OCH3). 49.176 and 49.526 (r-OCHJntf 36.457 (3*-NCH ) 
ppm. 3 



v>XDV-r-»A(Ic)0.32g S^fc. 
[0 0 3 1] 



[0 0 3 0] Rf 0.843 ©Hftfc-JifcU i§&£jSlf8 
EI-MS m/s 1016 (M + ) 

'H NMR (CDQ 3 ): 2.239 (3H, 9a-NCH 3 ), 2.805, 2.847 (3H. 3--NCHA 3.374 (3H 
3"-OCH 3 ),R V 3.573 (3H, ll-OCH 3 ) ppm. 
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(15) #H¥5-1 3 24 9 7 

Z? 28 
[0 0 3 2] Rf 0.811 ©B##S, femzm%-2-&T 
2' -0,3'-N-tfX (*>*S)),tt~/l3J\s-$=.M-liHr* : f- [0 0 3 3] 

;i^-6,ll-v-0- *?f\r- 7> f ^D-7'f-»A(Ib)0.316g* 

IR (CHCI,): 3570, 3490, 1740, 1690, 1455, 1380, 1330, 1295. 1260, 1200. 1160, 

1120, 1 095, 1055, 1005. 990. 980 cm 1 . 
, HKMR(CDCI J ): 2.292 (3H, 9a-NCH 3 ), 2838, 2.795 (3H, 3'-NCH 3 ), 3.3S0 (6H, 

(S-OCHjacFy-OCH^Rtf 3.488 (3H, ll-OCK,) ppm. 
"CNMRCCDCij): 177.939 (C-l), 69.471 (C-9), 35.271 (93-NCH.,), 88.994 (C-ll), 
52.892 (6-OCH 3 ), 61.09 (ll-OCH 3 ), 36.851 (S'-NCH^.&tf 49.549, 
49.154 (3"-OCH3) ppm. 



[0 0 3 5] 



[0 0 3 4] Rf 0.661 ©H#£SJ8U M%W&\^T 

2*-o,3'-N-tfx (^>^;^*->*;i'#=.;v)-N-7 ; ^g 1 

;V-6-0- 7>>Xn^M'-»A(Ia)0.384g£#3K 
EI-MSm/sl016(M*) 

3570. 3500. 2960. 2920, 1740, 1690, 1450, 1380, 1325, 1290, 1255, 
1200, 3160, 1120, 1050, 995 cm '. 

2.288 (3H, 9a-NCH 3 ), 2805, 2.847 (3H, 3'-NCH,), 3.380 (6H, 
6-OCH 3 &£/3"-OCH 3 )ppm. 

177.764 (C-l), 69.850 (C-9), 34.851 (Sa-NCH^ 78.106 (C-6), 
74.661 (C-ll), ,73.873 (C-12),&tf 52.822 (6-OCH 3 ) ppm. 



IR(CHa 3 ): 
'HNMR (CE>a 3 ): 

,3 CNMR(CDCI 3 ): 



[00 3 6] 

mWTtZO~-sr:<DM&-?ftfc*?)\, (3ml) t 
NaH(55 ~60%) 2. lgt £ 2 BtHaKfcfcoTg!* (CUD*, 
fc. R£S£fe£0~5^TlP3f.ajg#U #6nfc® 

^ViT«jE«)SUfc. #€>nfc4fi&8K2g)£-> 

U # 5 &~ci?ir d n * * y/* $ j -)WT 

=.7 (NH« OH) (90:9:1.5) ^6»*SS^!KSffl^T 
^DYh^77^-Ti8U 2'-0.3'-N-tfX (^>v 

©6-0-*5MP- g§ig#(Ia)0.89g . 2' -0, 3' -N-tfX (^ 

> i^** ;i^#^;p)-n-x ^ 7 vx p v-f -> 

>A©6,11- J7-0- *?J1/- K*tt(Ib)0.11g Rtf2"- 
0, 3* -N- M X (^ > v;P:t* )l) -N-?* 

7^XD-7<-»A©ll- 0-*?)V- Sfg#(Ic)0.48g 40 

[0 0 3 7] a&C 
X&W 1 TSjgUfc^«l(6g)*N,N-^pt5 1 )V*;UA7 
S mnUZ®mLrc®%L\Zfr{t*?)V (6ml) supa. 
*^TS#TK:gi&T NaH(55 -60%) 2.4gSr2^{C 

HIS^U *tvCl*lML&. ^f*AICiS«©^S«C 
8EoT±jSE«&m«L.T2' -0. 3* -N-tf X ("OSVfcMr 
v^^-^-N-x^^P- 7^X0-7^ -»A©6, 11 
- v-0-^^;W- f|g#(Ib) £6,11,4' - h'J-0- *?■ 50 



(pH5) i:IM»tfcl/r**lfl»/X55>'>A<2 
g; 5%) £©#ftTT*:?y-M60ml)#T*8s:$W8L 

fc. #e.nfc*^^*sbpH9-pSf(Ki£^^-a-TR 
r 0.220 ©6,11- s?-o- n-^^^ji- 7i?xn 

•7-r->>A(If)iRf 0.263 ©6,11,4" - HJ-0-*? 1 
)V- N-x^?;V- 7v ? XD-7-1'-»A(Ih)a:©E-&iaS 

7 (NH* OH) (90:9:1) frZtiZM&mm&ffl^TyV 
5 AT#«LT£ D?h^77^-T«J(*ft± 
SfefcBKH) i±g2£j£tKlh) 

[0 0 3 8] ggjjjjj 
6-0-^y)^N- x/^Jl- 7v>XQT-f ~»A(Ie)©g 
1 

2' -0, 3' -N-b'X (^>i?^*^*;k#n;W-H-x^?- 
B-O-^^P- 7y^DY-f v>A(Ia) 2.0g(0.002 

=e;w j -Momuzmmisrz. z\v>®wnz, mm 

0.185ml HJ>> AO. 3g(pH5) tlfBSffl^/t^y 

9A (10%) 0.7gt£#tI*10ml£j)IJ*.fc. 
£*5!tJBE:*J (10A-;W TT10I$W&#U £V>TfflijK 

n*;PA(30ml)IC^«PL., *(30ml)^ft)A, IN 
fflSTKf5j®-&<t*I©pH£5. 0 ICiB&U CtlS^iU 

#e>n^*s&i'OD3iN;i,AT2iii (-en-^nismiT) 

flSmtfc. Z<D&.&M'£mz2na*)),& (30ml) Sim 
A.. «J^TT 2N Na0HTpH£9.0 ICPSU. ^JSb. ^ 
V>T#£nfc*g£:?nn*;W>-e2[H] (-5-n^ni5ml 
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(16) 4$ffl¥5- 1 3 24 9 7 

29 30 
T) flWHLfc. W«aaiS(pH9.0) £HBfcbT&»* *fc£%1.03g(iR$70%) ZWt. 
»iSU #V>T&&£i3S;*ii:TfSS* [0 0 3 91 
EI-MS m/s 748 
TLC, R ( 0.182 

IR (CHCy: 3670, 3500, 2960, 2920, 3725, 1460, 1375, 1345, 1320, 1280, 126a 

1165, 1120, 1085, 1045, 1010, 995, 900 cm' 1 . 
'H NMR (CDQ 3 ): 2.278 (3H, 9a-NCH 3 ), 2.406 (3H, 3'-NOy, 3.312 (3H, 3«'-OCH 3 ), 

3384 (3H,6-OCH 3 ) ppm. 



(iR^76.2%) &mc. 1^95-98^0 
[0 04 1] 



[0040] mmm* 
(if)o«a 

^JSW3CD^SiC^oT, 2'-0,3'-N-t*X (^>5?Hf* 

^r->*;^n;i/)-N-x^^;W 6,11- v-o- 7 

vXnv^>A(Ib) 0.165g(0.16*;W 8MW-h* 
El-MS tti/s 762 
TLC, R f 0.331 

l H NMR (CDCl 3 ): 2.265 (3H, 9*-CHJ, 2.422, (3H, 3'-NCH 3 ), 3312 (3H, 3»-OCH 3 ), 
3.374 (3H, 6-OCH 3 )R CX3.521 (3H, 11-OCH,) ppm. 

l3 CNMR (CDCJ 3 ): 177.7 (C-1), 65.9 (C-9), 36.8 (9a-NCH 3 ), 793 (C-6), 88.9 (C-U), 
52.7 (6-GCH3), 62.0 (II-OCH3), 33.1 (3'-NCH 3 ), SO r 49.7 
(3"-OCH 3 )ppm. 



[0042] msms 

11-0- ;*^;w-n- t^;^- 7s?xPT<-»A(ig)(p 



(10%) sm*T**SHJFrsz:fcfc < ko 
Tll-O- x;*^;]/- 7vXDV<y>A(Ig) 

*lW3©*Si:«oT, 2'-0,3'-N-fcfX 0.168g(«*89.5%) 

+>'^;P3i?r:;w-N-T f ^5 1 ;P- 11-0- t^d [o 0 4 3] 

T^»A(Ic) 0.250g(0.246 »»^bU^* 
TLC, R f 0.244 

IR (CDCJ 3 ): 3500, 2970, 2940, 1736, 1460, 1380, 1165 cm' 1 . 

'H NMR (CDCI,): 2.44 (3H, 93-NCHJ, 2.458, (3H, 3'-NCH 3 ), 3.336 (3H, 3"-0CR) 

& 3.590 (3H, II-OCH3) ppm. 
13 CNMR (CDCy: 177.6 (C-l), 70.7 (&9), 35.8 (9a-NCH 3 ), 74.4 (C-6), 85.0 (C-ll), 

62.7 (11-0CH 3 ), 36.7 P'-NOy,* 49.4 (T-OCHj ppm. 



[0 044] ga6W6 
6-0-* ?)jr- 7v ? XnT-f-»A(Ii)OSij6 
2/feA 

6-0-^;l-N- 7'/7DT^ v>A(Ie) 0.7 

8g (0. 00104^;!/) £ £ D □ */P A (50ml ) \Z®B 

\Z. JM'AT^fc F (37%) 0.085ml (0.00113 W 

(98-100 %) 0.078ml (0.00203 *E)V) t*ftlA 
&. E*S^«^SiSTT8^ffiS»L, *v^ill: 
»»UT*50m]fcttJPU&. CflDfi'&ttflDpHft IN &g 

tpH5.o izwrnv* #mh. mt>titz*m&?nn*)i 

AT2IU (^fH?tt25ml) MH-Lfc. *tt»»fc^np 



*JPA(20ml)^Jn^ &#TT 2N Na0HTpH$r9. OlCfPi 

T20 (^n^n20mi) j*mufc. *DD#;w*ffltH« 

40 (PH9.0) *-MffcLT5»*U^AT(e»U, »SU 

^AiTy^Do^^V^^y-Vj^rr (NH 
4 OH) (90:9:0.5) ft 6&*g£«ttE*JiI^T£ D V h 

ft(Ii)*ftfc. &/&103 -109 
[0 0 4 5] 
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(17) 



1 3 249 7 
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El-MS m/s 762 
TLC, R f O,346 
IR (KBr): 
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3500, 29S0, 2940, 1740, 1462, 1385, 1330, 1280, 1260, 1170, 1112, 
1059, lOlS.RtfKtfS cm 1 . 
! HNMR(CDCg: 2300 (3H, 9a-NCH,), 2.316 (6H, 3'-N(CH 3 ),), 3-333 (3H, 

3"-OCH 3 )# 3.384 (3H, 6-OCHj) ppni. 
13 C NMR (CDCI3): 177.540 (C-l), 68.850 (C-9), 36.8 (9a-NCH 3 ), 79.2 (C-6), 52.822 
(6-OCH 3 ), 61.627 (C-10), 40350 (3'-N( CH 3 ) 2 )&tf 49.457 
(3"-OCH 3 )ppm. 



S:0.46g0R2$90.3%) . 

[0047] mm® 7 

6,11- >H)- 7yXDY-f ^>A(Ij)Q§?]|§ 

^IS0!I6(D*ffilcaEoT, 6,11- v-0- *^;^-N- 



y^xnv-f-»A(if) o.49g(6.43 su^e/h 

*K (98-100 %) C9#£TT*;PA7;Vxfc H 
(37% ;0. 083ml) £Jfl^T&^-*3^Mk-r£ £ 

[0 0 48] 



ItfMfr&ftO. 46g0K$92. 3%) &®tz. 0 



[0 0 4 6] 4aStt : lngttT^XnT-f 754^ 

fr-O-^^Hh T^DY^f^A 0.5g(0. 

668 *V*M ^7-feh>(30ml)^S#l/fc*«EtC, * 
^AT^xtH (37%) 0. 128ml (1.715 U^rJW t^S 
(98-100 %) 0.118ml (3. 055 U^W t&JO*.* £C7) 

*^T?7-bh>*3R5fia-&Ttt»^ay^ft 
ft, £nfc#20ml £jD;LT;fr8; A teiB«©«fc 3 K LTffi * 20 
El-MS m/s 776 (M + ) 
TLC, R f 0391 

1 HNMR(CDQ J ): 2.295 (3 H, 93-NCH,), 2316. (6H, 3'-N(CH 3 ) 2 ), 3321 (3H, 
3"-OCH 3 ) 338 (3H t 6-OCHJ R 3.524 (3H, 1 I-OCH3) ppm. 

U CNMR(CDCI 3 ): 177.540 (C-l), 68.237 (09), 36.739 (9a-NCH 3 ), 88.112(011), 
52.653 (6-OCH 3 )# p 61.852 (ll-OCH 3 ) ppm. 

[0 0 4 9] ^S6W8 »S (98-100 %) <D#ttTT*;l/A7;Uxt: F (37%) 

11-0- *?)V- 7vXP-7-f-»A(Ik)COMjg Sffl^TfiTCN-^^Wk-r^ZltfciOailOll-O- ;* 

*lfifll6 0*ftfcfiEoT, 11-0- *^;WN- <T**l\r- ?;MB9WKlk)0.238g WW72.44 %) 

7>>XDT^»A(Ig) 0.32g(0.43 SU^EjUft. ^ [0 0 5 0] 

El-MS m/s 762 (M + ) 

TLC, R f 0.428 

IR (KBr): 3510, 2975, 2940, 1738, 1460, 1350, 1165, 1054 cm' 1 . 

'H NMR (CDCI 3 ): 2.246 (3H, 9a-NCH 3 ), 2307 (6H, 3'.N(CH 3 ) 2 ), 3352 (3H, 
3"-OCH 3 ) 3.591 (3H, ll-OCH 3 ) ppm. 



[QQ5 1] fmms 

6-0-^^)1- 7yXP^ ~>>A(Ii), 6,11-jM)- ^ 
*)V- 7^7>n^-»A(Ij), 11-0- 7j£X 4a 

nv^S/>A(ik)Rtf6,ii.4" - HJ-o- 7v 
XP^rv>A(Il)(Pgjg 

(1) 2 TttSLfctt^E* 2. 16g£X* J -)V 

'30Hlfc**Ufc»«c, 8ME0.185H tSS^hU^A 
0.3gt^a^f/X^v^A (10%) 0.7gt**tr*10nl 

lD*##L&. PH9.0 T6-0-^^;V- N-x^^;l^ 7v 
XDT-r-»A(Ie), 6,11- v-0- **\n^ N-x^^P 

- 7vxnT-r->>A(if), 11-0- n-?*^ 

- 7^XDV<^>A(Ig)&tf6,ll,4'' - hU-0- 5(7 



K-?*T)V- 7vXDV< v>A(Ih) 0.9 
8g£f§fc<, 

(2) (1) \Zftm<D£5\ZLT&e>ftitm&® 0.98g£ 
^nn*;i/A(50nl)fc**U t^)Vh,7)V^\i H (37 
%) 0.106ml t^S (98-100 %) 0.096ml ifcftliL* 

9.0 0.537g £1M!L, *^TCOfi§ftS^ 

U^y;i/*^A CvU*y;P 60(iS,&*) , > Merck C 
0. ttS, &S70-230 *yvi) ±W^DD^^> 
/^y-^/7^-7 (NH< OH) (90:9:1.5) J^S 
^S^SMWDVh^77^f-»iU Rf 
0.346 (DPUTrhifyyj-rmmteibGWli) 0.238 
g , Rr 0.391 Oj^D7Hf77^-1?i&I&fl:§«(I 
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(18) 



5-13 24 9 7 
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J) 0.065g Rf 0.428 ©?nv hif?7 ■< -Tt$nflto 
•&ij(Ik) 0.105g MfRt 0.456 CD^DT h^77^- 
T?iSHfcfc-&&(Ii) 0.094g 

[0052] 3360910 
6.11,4" - HJ-0- N-XJ*?^ 7-/^D7-f 

-»A(Ih)©gjg 

*ffi«8|3<D*)iCfieoT, 2*-0,3*-N-bfX t"«>S>/W 
*v#jM?-Jl')-N-x*?Jl'- 6,11,4* - h'J-0- 

T^XOV-f ->>A(Id) 3.35g(3.21 S'J^P) * 
EI-MSm/s775 
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*£, »K^HJ<?A/#&gS5»KpH5.0) ©#£TT?X 

9 j -)K50m! ) <pvmmmw\ ao% ; i«) 

^T*S^-T5dttJ:-3TgS©fll^ 1.41g OR 

^56.7%) m cn*(&«K:«i;T->u*yjk*5A 

±Vi>i7ua^^>/^fy-)V/7> : e-7 (M* o 
H) (90:9:0.5) i^45^il*fflWD?h^ 
yyj-mmV TLC-e*Wfcfc£&(Ih)£#&. 
[00 53] 



TLC, R ( 0.263 

»H NMR (CDQj): 2.262 (3H, 9a-NCHj), 2.393 (3H. S'-NCHj), 3.308 (6H, 3"-OCH 3 
and 6-OCH3), 3.475 (4--OCH,) R 1/3.521 (ll-OCH 3 ) ppm. 

,J C NMR (CDC1,): 175.0 (C-l), 64.8 (C-9), 79.8 (C-6), 50.6 (6-OCH3) 86.1 (C-ll), 59.1 
(ll-OCH 3 ), 87.7 (C-4")K xf 60.9 (4"-OCH 3 ) ppm. 



)V) t*;^7^rt H 0.131ml (37% ; 1.71 5 'J t 
)V) t*m (98-100 X) 0.121ml (3. 15 S>J*;W t 
gjS©ft£«50.75g(iR3?564.43 %) 
[0 0 5 5] 



[0054] mm\\ 

6,11,4" - HJ-0- 7> ? Xn-7-f-»A(Il)g) 

^»M6©^SIcSecT. 6,11,4"- h'J-O- *5M1HJ a? 
- x^^P- 7^XDVfi/>A(Ih) 1^(1.555';^ 

Ef-MSm/s789 

TLC,R f 0.456 

'H NMR (CDCI 3 ): 2.216 (3H, 93-NCH,), 2.311 (6H, 3'-N(CH 3 ) 2 ), 3.321 (3H 
3"-OCH 3 ), 3.302 (6-OCR,). 3.482 (4"-OCH,)£fX 3.521 
(ll-OCH 3 ) ppm. 

,3 CNMR(CDC1 3 ): 177.859 (C-l), 68.6 (C-9), 36.S (9a-NCH 3 ), 80.7 (06), 51.0 
(6-OCH,), 89.0 (C-]l), 62.0 (Jl-OCH^, S7.3 (C-4")&tf 613 
(4"-OCH 3 ) ppm. 



— 41000 • WX/I. n>v^7Vir. 

59 



(72)5S^# rf^^- • 5ifWX*- 

41000 'Wis-?. a*;i^>x*-- 

18 
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